1
H and 13 C NMR spectra were obtained on an Inova 500 MHz spectrometer ( 1 H: 500.10 MHz, 13 C: 125.75 MHz). Chemical shifts (δ) are expressed in ppm using non-deuterated solvent present in the bulk deuterated solvent (CDCl 3 : 1 H 7.26 ppm, 13 C 77.16 ppm). Solvents and reagents were used as purchased from suppliers, unless anhydrous conditions were employed, in which solvents were freshly distilled from sodium/benzophenone under N 2 atmosphere (THF) or as purchased in sealed, DriSolv containers (pyridine, DMF). Mass spectra were acquired with a Waters LCT Premier ESI-MS in positive mode. UV-Vis spectra were acquired with a Hewlett-Packard 8453 UV-Visible spectrophotometer. Fluorescence data was acquired with a Horiba Jobin-Yvon FluoroMax-4 fluorescence spectrophotometer. IR spectra were acquired with a Thermo Nicolet 4700 FT-IR Spectrometer with a Smart iTR™ Attenuated Total Reflectance (ATR) attachment. Melting points determined with a MEL-TEMP capillary melting point apparatus. HPLC performed using a JAI Recycling Preparative HPLC (Model LC-9101) with a JAIGEL-1H preparative column. Compound 3 was prepared as previously described. 1
Synthetic Information
Amide 4. 4-chlorobutanoyl chloride (0.15 mL, 1.34 mmol) was added to a solution of 3 (100 mg, 0.24 mmol) in anhydrous THF (10 mL). The reaction was stirred for 1 h at rt before being quenched with MeOH (10 mL). The volatiles were removed in vacuo, redissolved in 5 mL CH 2 Cl 2 and treated with pyridine (0.5 mL) to form the free base. Volatiles were removed once more in vacuo, and filtration of the crude solid through a 3-inch silica plug (1:1 hexanes:EtOAc) afforded 4 (147 mg, 97%) as a white, crystalline solid. 1 
X-ray Diffraction Studies

X-Ray Diffraction of films
Films of 1 were formed on glass slides by drop-casting 1 mL of a solution of 1 in CH 2 Cl 2 at a concentration of 1 mg/mL. The X-ray powder diffractions from the films were obtained by an Ultima IV thin film & powder diffractometer (Cu-radiation, θ/2θ -scan in the range of 20-60 degrees), and there were no diffraction peaks visible, indicating that the films are amorphous. The results obtained from these studies yielded variable association constants depending on the period of time the solutions stood prior to analysis, leading us to believe the macrocycles were structurally dynamic in the partially aqueous solutions. The titration presented here is the result of the measurement occurring as quickly as possible after solution preparation.
Measurement conditions
The highest quality fits for association in solution resulted from calculation as a 2:1 host:guest ratio.
The relative amounts of host and guest were correlated to the absorbance values of a peak at 269 nm, and fitted with the Thordarson host-guest association program provided at http://supramolecular.org/.
The result of an example titration and the resultant association constant fitting are provided below.
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Results: 
